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(54) PRODUCTION OF PHENYL BENZOATE DERIVATIVE 
(57)Abstract: 

PURPOSE: To obtain a phenyl benzoate derivative useful as a synthetic intermediate for a liquid 
crystal compound, etc., in high yield with simple post treatment in terms of prevention of 
environmental pollution, by esterifying a phenol derivative with a benzoic acid derivative in the 
presence of a solid superstrong acid catalyst and efficiently suppressing side reactions. 
CONSTITUTION: A phenol derivative such as a p-alkylphenol or a p-alkoxyphenol is esterified 
with a benzoic acid derivative such as a p-alkylbenzoic acid or a p-alkoxybenzoic acid in the 
presence of a solid superstrong acid catalyst which is activated by treating a hydroxide or an 
oxide of zirconium, titanium, tin, iron or aluminum with a sulfate group-containing solution to 
give the objective phenyl benzoate derivative. 



LEGAL STATUS 

[Date of request for examination] 

[Date of sending the examiner s decision of 
rejection] 

[Kind of final disposal of application other than 
the examiner's decision of rejection or 
application converted registration] 
[Date of final disposal for application] 
[Patent number] 
[Date of registration] 

[Number of appeal against examiner's decision 
of rejection] 

[Date of requesting appeal against examiner's 
decision of rejection] 

[Date of extinction of right] 



Copyright (C); 1998,2003 Japan Patent Office 



http://www1 9Jpdl.ncipi.go.jp/PA1 /result/detail/main/wAAAJRa4FPDA407291 898... 2006/02/1 6 



<i9)B*Hw»fff <jp) (12) & §u !j$ 3. ^ (A) mwnam&mm* 

WM¥7- 291898 



(43)&H1B ¥jfc7*P(1995)llfl7B 



(51) IntCL 5 




F I 




C0 7C 67/08 








B 0 1 J 27/053 








C 0 7 C 69/773 
69/92 


9546 -4H 






// C 0 7 B 61/00 


3 0 0 












Sl««©»3 FD (£ 3 H) 




#K¥6- 109106 




000231109 










(22>ttHgB 


¥J« 6 ^(1994)4^268 




jfosttwtKi*/ rn-rm io# i ^ 






(72)329Mf 


SUi 








flSS5JftFBBrp»f©mHTai7S35# *fc5£ 














(74)ftfflA 





(54) 7i-m>';i- hSl3»#<o$tii:£i£ 



(57) [gift] 

[Wis] y*s-*mm#t&gm®mmfttzm& 



c smm i ] ? x ; - )i®m& t SMmrnvmi* t z 
m&msm.m&vu&TK. x x r ;nb 5 # -s c £ 

cts^2 1 imm i fasts©? x s-^m&i&t l 

5fijB.*aaHmc<b L-cp-7;i/*.n>£.m#®g: /cup- 
rum* ~><£B.&Mzm^z c t ^#as[i -r s^^^ 

S1x{bl>/cfc©£ffH>-5C ££*$a&£-r-2>7 ^=.Jl^<> 
[0 00 1 ] 

[0002] 

Sfttt. jl^^ft£©8£&*sc>tt^§&x;t/5f:>ffi| 
[0 00 3] *fc % IOK>4mBI**fiil>fc*f£. SI6 

f£©j&K©Mffi#&«E&± ©w.£ zmtbx mm & wm 

[0 00 4] — 7 x ^-Jl/St^^&frSSHtgltt 
[0 00 5] 

-r&c£?:f$gi£-r <*>*>©-?. ;$&Hs©sift«. 

<*©SS£:S?££tl&-r -5. C <t ic* 
[0006] 

[tsffi*fc?ifc-r z>tc#><D^m &mi%iz. &&z>mx. 

©xxfJMbSf&^jitfL.. giJ£jjX;8j;a:s«£A,£*ft< r 
7 xijU-O'/x- hgf^tt£f#6*a£C.££jl.fciiO 



(2) *#B3¥7 - 2 9 1 89 8 

2 

[0007] tib^. *^iCD7xXjK>-/x-t- 

t^7s -7-7US/c(ip-T^3+~>^ * y-ju<t, 

*•>£.»#©£ £@<*jfi&®Ul!Mg. fttOJ^Jt/XixO 
a. xx. ^ifctir;usx^A©7kK{b^$ 

©i?£Tft iX f-;Mb ? 1* Z> C £ 6 tl & <b ©r& £. 

[0008] ±2tt§tw<Dm§tm.ittX'i)b&7 x.s-)i,m 

^CfMPgtt&U. 0#>U fKi!|{b£^©fflj££ 
LT. **t^iiF>4©A^©S^tt^A>6. 

/c#tc«. HufeWb^©r^+;uSS/t(iTJi/3+^ 
Stf^SgS: 1-18. $e>t,cttmm& l ~ l 2<D{t£® 

[0 00 9] *7c. *&BJ3rm>6ft£Bf*fi3St»»4i& 
20 £te. v KHarrmett)©^ftflB^[Ho75 5 - 11.93 
-C&S 1 0 0%^®£9 &&&jgj!^>@ft:®a>iE>&-5 
ftfeJS^rt^*. gj^ 7;R-9A. ^U3x«5 
a. £>^xt->. *y/f>, xx. ^©/KK-fb^ 

^ZA,. H7 •^•fb^^^^##^C>{ifM^L//c*>©. 
Kfb^JUxJX^7A(ZrQ,). gtfblg-XXCSnQ,). ^^x 
T aiOk MtmtmrMCFe, 0, )^«:K-fb ^>Wf 
>0Vft) ; S:ffl^0/cfc©^. ZhlCiZ7 »,3Sfbx;i/*> 

30 K^fli^^^-rsc i*it:-*4. c©cprt,. ^tc. 

ttfbU/cdJl^ WfiB5 9-6 1 8 Hf&$R. 

(515 9-4 0 0 5 6-^^B, |SJ0 4- 1 8 7 2 3 9 

«. [5J0 4-1 8 72 4 l^$8#fl«) *fflUSC£*J 

[0 0 10] Sfcx^f;Ht©M, 35Ftttt. S£*©eg 

40 C>. SJt.SK5 0~ 1 5 0"C, *7c7K^©l^*©/cS!)JS 
©ft^^J©i??ST^^f o T t> «fc C >. 

[ooi i ] scsa«. JSjs^^*^«ja^Cv7>fit 

[0012] 



(3) 

3 

[0013] 

immm) 

(H*60iJ 1 ) jkttfbS^Ura A(c 8 SSfgtf) 1 fliSfiS 
K£Sa<*t*\ 1 2 0CT2R*MIMLft:fft. 5 7 0-C 
■C3H$ffl^LT v KDKffBB»**- 14.52 

^ Ho > - 1 6 . o 4 omftmi&Mfijmzmc. 

[0014] 4-n-t^fJ^^i>$IfSl 0 .Oq 10 
(0 .0 4 0mol), 4-n4^fil'7iy-;b9 .9q(0 . 

0 4 8mol), ±Hrf#fcHfl^ttBBI**ai2 0 b;U 
x>5 0 0m 1 £Mx/c a Cft£8«$0&#e>. MUx 
XDiffijfagjgr, 36rt(0*»*l»*0&*6. 7 mis. 

Bfc*U jJiffft. hJUx>£@£t>fc 0 x-y-jUflW 

•CKJIUr, x~f^£3£U 1 6 . 1 q(iR 

^9 2%)£f#fc e £6&C, x*/-;l/5 Oml*JHl* 

t. B^ffil\ 7 ,7q(iR^4 4%)<Dfife1*||#f# 20 

/Co 

[0015] l H-NMR(30CMHz l CIXl 3 * ( ™^m i ^ 
ffil) : 0.88 (6H,m). 1.1-1.9 (24H.nO. 2 . 6 1 (2 
H,t,3=7.7Hz), 4 .0 3 (2H,t,3=6.6Hz), 6.9 5(2H,d f 
3=8. 7Hz), 7 .0 8 (2H,d,3=9Hz), 7 . 2 0 (2H,d, 3=8 . 7H 
z), 8.12 (2H,d, 3=8. 7Hz) 

1 R (KBrffi ,cm" 1 ) : 2 8 6 0. 2820, 1730, 1 30 
6 10. 10 8 0 

Mass(m/e):438 [Ml, 2 3 3, 1 2 1 
[0016] (HJ6082 ) 4 -n--^+ 1 0 . 
0q(0 .0 4 Omol), 4 -n--^*->;U^ + i> "7 * y 1 

1 . 3 q(0 . 0 5 8 mol), mMM 1 tt1t&#ffikWtl&m 

2 0qK, hl/x>500m l*ftn^./c 0 1 <h|o| 
«<DJKl6*fl% «jftlt»»61#l 8 .3q(iR^9 9 



*3fB3¥7 -2 9 1 89 8 

4 

%)£f#fc. 3 6CC. x*y 1 OmlCtJ:0??*£JI£: 
*Tt>, 2 .6g(JR*I 4%)(Defe^ B ^#6n/c a CCD 

^asKx^^r&^ci^fiiissn/co 

[0017] 1 H -N MR (300MHz .CDCl, * .TM^W , S 
IS) : 0 .9 0(6H,m), 1 . 1 - 1 . 9 (16H,m), 2.6 9(2 
H,t, 3=7. 7Hz). 3 .9 5(2H f t,3=6.6Hz), 6.9 1(2H,d, 
3=8. 7Hz). 7 .0 9 (2H,d,3=6.6Hz), 7 . 2 9 (2H f d, 3=8. 
1Hz), 8.0 8 (2H,d, 3=8. 1Hz) 

1 R (KBr& ,cm" 1 ) : 2 8 6 0. 2 8 2 0, 17 3 0, 1 
6 10. 10 8 0 

Mass (m/e) : 3 8 2 [Ml , 190. 91 
[00181 (tti&m) A-n-'Offry x.S-)l8 .6 
q(0 .0 5 2 8mol). 4-n-^7>^t + ^If S? 1 

2 . 4 q(0 . 0 5 2 8 mol). 4 -Sxy ^f'j ^> 

0 .6q(0 .0 0 5 2mol)£|£&f£{b^U>3 0 OmltC 
SfBU/Co N.N'-^^p^ + ^I^^tK^ 5 K 1 1 . 
9q(0.0 5 8mol)*tf[]*, figr-WL/c e «ffl 

Si® ; ^*-?>/h;l/x> = l / l )SO'x^y-;i/Cc 
iSHttSitfC^ 1 4 .9g(iK*7 5%)<DGfe@## 

fl^WttK*«OTte<J. 4'-n-^>f;l/7x-Jl/ 4- 
n-"s :/ ^ ;U * * S^JftSBI x*f-jl/C*ic£*s fillS $ 

[0019] 1 H -N M R (300MHz .axij^.TMSBfB, 8 
fB) : 0 .8-0 .9(6H,m). 1 . 2 - 1 . 8 (16H,m). 2.6 

1 (2H,t, 3=7. 7Hz), 4 .0 3 (2H,t f J=6.6Hz). 6.95(2 
H,d,3=8.7Hz), 7 .0 8 (2H,d, J=9.0Hz), 7.2 0(2H,d, 
3=8. liHz), 8.12 (2H,d,3=8.7Hz) 

I R (KBrffi ,cm" 1 ) : 2 8 6 0, 2 8 2 0. 1 7 3 0, 1 
6 10. 10 8 0 

Mass (m/e) : 3 8 2 [Ml , 219, 121 



